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filtrate, the best thing to do is to begin the analysis over, giving proper attention to these details. The molybdenum can be completely precipitated, if the conditions are observed as here given, in a half hour's time with a rapid stream of H2S.
VOLUMETRIC DETERMINATION OF MOLYBDENUM IN STEEL.
After weighing the molybdenum as oxide, the results so obtained can be checked as follows: Fuse the oxide with 5 grams of carbonate of soda. Dissolve the melt in about 50 c.c. of water in a dish. Filter the solution on a 7 cm. filter. Wash the latter thoroughly with sodium carbonate water. Evaporate the filtrate and washings to 50 c.c. Acidulate with i : 3 sulphuric acid, adding an excess of 100 c.c. Next add i c.c. of i : i hydrochloric acid after acidulation with sulphuric acid.
Place in the beaker a square inch of 1.7 mm. (^ inch thick) aluminum foil with its corners bent at right angles. Heat the solution so as to maintain rapid action between the foil and the acid. In a half hour the reduction is usually complete.
Titrate with potassium permanganate standard until 3 drops of the latter render the solution a distinct pink, in the cold, for i minute. Remove the foil before beginning the titration, rinsing it with cold water. Heat a similar piece of foil for a half hour in a solution containing 5 grams of sodium carbonate acidulated with 120 c.c. i 13 sulphuric acid. Add also i. c.c. of i : i hydrochloric acid after acidulating with sulphuric acid. Titrate the blank exactly as given for the test. Deduct the c.c. of permanganate used by the blank from the amount required to oxidize the test, and multiply the remainder by 0.001925 to obtain the weight of molybdenum present in the sample. The permanganate standard is prepared by dissolving 1.86 grams of the salt in water and diluting the solution to i liter. Its value in metallic iron multiplied by 0.8810^ equals its value in Mo03. This method possesses no advantage over the ignition of the sulphide to oxide and weighing as such.